, a = 14.529(3) À, ¿> = 23.126(5)Â,c= 18.147(4)Â,0 = 105.43(3)°, V=5877.6 Â 3 , Z=4, RgJF) = 0.031, wR K f(r) = 0.083, T= 100 K.
Experimental details
The average //σ(/) of the measured X-ray intensities is 39.9. The disordered solvent molecule dichloromethane was subtracted from the rest of the structure in such a way, that no ripples were left in the difference map. All hydrogen atoms except those of dichloromethane were refined with isotropic displacement coefficients. The sums of the multiplicities of the C and CI atoms of the dichloromethane refined to 0.97 and 1.69, respectively. In the relative raw model used here not all the required electron density could be obtained.
Discussion
The one-pot synthesis of tetrathia /-butyl calix [4] arene [1] was another milestone in the history of calixarenes [2, 3] . In comparison to the usual methylene bridges, the sulfur bridges may act as additional ligating sites, especially for transition metals [4] [5] [6] , and, most important, their oxidation leads to derivatives with sulfoxide or sulfone bridges [7, 8] , which allow a nucleophilic displacement of alkoxy groups at the narrow rim by e.g. amino groups [9] . The calixarene is located on a crystallographic twofold axis. As usually found for 1,3-O-substituted derivatives [10] it has a pinched cone conformation with the tosylated rings almost perpendicular (89.2°) to the plane of the sulphur atoms, whereas the free phenol rings have a dihedral angle of 40.7°. The reason for that seem to be the voluminous tosyl groups in cooperation with the solvent molecule dichloromethane. Nevertheless the shortest atomic distance, in this case between the ether oxygens, is as large as 5.380 Â (solution memory effect ?). It was possible to find in the difference map two maxima near 02, which were refineable as partly occupied hydrogen atoms with multiplicities of 0.30(2) and 0.70(2), respectively. The distance from 02 to 01A is 2.997 Â and that one to 01 is 3.564 Â. Nevertheless, these distances are so different, we kept H21 in the list of coordinates, because it is a significant maximum in the difference map. These differences in the O-O distances are not reflected in the S-S distances (5.505 Â and 5.538 À, respectively). One of the main differences between the thia-calixarene and the methylene-calixarenes is, that the mean deviation of a sulphur atom from the common sulphur plane is 0.301 Â, whereas the mean deviation of the methylene carbons from their common plane is for example 0.12 Â or 0.03 Â [ 10, 11 ] . The solvent dichloromethane molecules are located in channels parallel to the crystallographic c-axis. Hydrogen bonds from the calixarene cannot be excluded. The average esd for a C-H bond length is 0.01 Â, for all the other bond lengths it is 0.001 Â, for bond and torsion angles it is 0.1 0 and for those angles with H atoms it is 1°. 
